Key indicators: single-crystal X-ray study; T = 173 K; mean (C-C) = 0.003 Å; disorder in main residue; R factor = 0.044; wR factor = 0.121; data-to-parameter ratio = 12.5.
Related literature
For details of the synthesis and for the importance of hydrazonoyl halides in organic synthesis and their biological activity and metabolism, see: Awadallah et al. (2006 Awadallah et al. ( , 2008 
Data collection
Bruker APEXII diffractometer 6908 measured reflections 1365 independent reflections 1003 reflections with I > 2(I) R int = 0.045 Refinement R[F 2 > 2(F 2 )] = 0.044 wR(F 2 ) = 0.121 S = 1.05 1365 reflections 109 parameters H-atom parameters constrained Á max = 0.58 e Å À3 Á min = À0.28 e Å À3 Table 1 Hydrogen-bond geometry (Å , ). supplementary materials Acta Cryst. (2013) . E69, o72 [doi:10.1107/S1600536812049938] 
Gardiner Comment
Hydrozonyl halides are considered as an important precursor in organic synthesis. They have been used extensively as starting material for in situ generation of 1,3-dipoles which in turn can be reacted with a wide range of organic species to generate five and six membered heterocyclic ring compounds. The molecule has two intermolecular NH···O and NH···Cl hydrogen bonds (Table 1 ) and distance between the molecules is 3.2710 (1) Å. The ring centers are ~2.87 Å apart. The packing is characterized by parallel molecules (perpendicular distance between the centre of gravity of the aromatic rings 3.2710 (1) Å). The molecule is planar and in order to calculate the distance a plane is required to be defined through a set of atoms (phenyl rings) and the distance of any atom of the nearest symmetry related molecules to this plane is then calculated. The distance between the symmetrical related phenyl rings is 3.2710 (1) Å but due to the slippage of centres of gravity of the rings (2.866 Å) there is no π-π interaction between the two rings.
Experimental 2-Nitroaniline (0.1 mol) was dissolved in cold aqueous hydrochloric acid (80 ml, 5 N). To this solution was added dropwise a solution of sodium nitrite (7.6 g, 0.1 mol) in water (25 ml) with efficient stirring at 273-278 K. Stirring was continued for 20-30 min. The resulting freshly prepared solution of 2-nitrobenzendiazonium chloride was poured into a vigorously stirred cold solution (268 K) of 3-chloroacetylacetone (13.5 g, 0.1 mol) in pyridine/ water (160 ml 1:1 v/v).
Stirring was continued until a solid precipitate was formed (10-20 min.). The reaction mixture was then diluted with cold water (200 ml), the solid product formed was collected, washed several times with cold water, dried and washed with ethanol. A small amount of the product was dissolved in DMF and left at room temperature for 2 days. Yellow needle crystals were isolated, m.p. 393 K.
Refinement
Hydrogen atoms attached to carbons were placed at calculated positions with C-H = 0.95 Å (aromatic) or 0.98-0.99 Å (sp 3 C-atom). Hydrogen atoms attached to nitrogen were located in diff. Fourier maps. All H atoms were refined in the riding-model approximation with isotropic displacement parameters (set at 1.2-1.5 times of the U eq of the parent atom).
The NO 2 group is disorderd where one oxygen atom just off the mirror plane has two positions with relative site occupancies set to 0.4, (O9) and 0.1 (O9B) which generate a further two positions (their mirror images) with the same occupancies. Refinement. Refinement of F 2 against ALL reflections. The weighted R-factor wR and goodness of fit S are based on F 2 , conventional R-factors R are based on F, with F set to zero for negative F 2 . The threshold expression of F 2 > σ(F 2 ) is used only for calculating R-factors(gt) etc. and is not relevant to the choice of reflections for refinement. R-factors based on F 2 are statistically about twice as large as those based on F, and R-factors based on ALL data will be even larger.
Computing details
Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (Å 2 ) N10-C1-C6 120.0 (2) O8-N7-O9B i 119 (3) N10-C1-C2 122.8 (2) O9-N7-O9B i 19 (3) C6-C1-C2 117.2 (2) O9 i -N7-O9B i 45 (4) C3-C2-C1 121.8 (2) O9B-N7-O9B i 64 (7) C3-C2-N7 116.3 (2) O8-N7-C2 120.0 (2) C1-C2-N7 121.8 (2) O9-N7-C2 117.6 (8) C4-C3-C2 119.7 (2) O9 i -N7-C2 117.6 (8) C4-C3-H3 120.2 O9B-N7-C2 111 (2) C2-C3-H3 120.2 O9B i -N7-C2 111 (2) C3-C4-C5 119.4 (2) O9 i -O9-N7 77.0 (3) C3-C4-H4 120.3 N7-O9B-O9B i 58 (4) C5-C4-H4 120.3 N11-N10-C1 118.9 (2) C6-C5-C4 121.1 (2) N11-N10-H10 117.3 C6-C5-H5 119.5 C1-N10-H10 123.8 C4-C5-H5 119.5 C12-N11-N10 120.0 (2) C5-C6-C1 120.8 (2) N11-C12-C13 119.9 (2) C5-C6-H6 119.6 N11-C12-Cl1 123.26 (19) C1-C6-H6 119.6 C13-C12-Cl1 116.89 (18) O8-N7-O9 120.7 (8) O14-C13-C12 119.7 (3) 
